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Technical Report No.: 34-90-47R : 2a . \\7\

GLP Compliance Statement

o2

. This‘revised report contains a tolerance enforcement method, and as per 40 @
CFR 160.3 method development is not required to be conducted in compliance wi
GLP. However the work was conducted in a'laboratory facility that is in compli

5

% N
%

with Good Laboratory Practice as defined by the United States Environmen
tion Agency.. : )

reviewed by the Quality Assurance Unit of the
Research Division for compliance with relevant
accurate representation of the data collected.

R. 5.
QA Analyst '
Rohm and Haas Company
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Technical Report - LA
No. 34-90-47Q %
1. Summary @Z%/

The RH-759é residues (parent and the two metabolites) are extrac%roﬂ
stonefruit by blending with methanol. The methanol extract i

transferred to a 500 ml seperatory funnel and partitioned wi

sodium chloride solution and methylene chloride. The meth chloride
is evaporated to dryness and the samples are cleaned up ica gel
and Florisil. - . -

The concentrations of RH-7592 and the metabolites ar %mined by gas

chromatography using a 0.53 mm 10 capillary column 08) and a
capillary thermionic specific detector optimized trogen
selectivity. A flow diagram of the method is s n page 7.
‘The sensitivity of the method is 0.0l ppa fo ompounds in all

substrates. @
II. Introduction S @ ;

RH-7592 is an experimental triazol cide being developed for use on
stonefruit, wheat, apples, almonds ther crops. In order to obtain

and to provide a means of ob data for the setting and enforcement

" commercial registration an anal method §s needed to determine the
magnitude of the total toxic.r s from the proposed uses of RH-7592

of tolerances for residues and feed. -

.Field studies conducted adiolabeled RH-7592 have shown that the
residues of concern re from the use of RH-7592 on stonefruit are
extractable by blendin methanol and consist mainly of parent

RH-7592 and lesser apoun§s of the lactone, (RH-9129).  Since there are
two unsymmetrical sub tuted quaternary carbons in the lactone
structure, this mat¥rial can exist as two diastereomeric isomers which
¥/ physical and chemical properties. This method .
3457592 and the two lactone isomers RH-9129 and RH-9130.
these compounds are shown- on the following page.
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HT-I-TSS; i 3 - Q
| s

& - (2-[4-chlorophenyl]ethyl) o Gi;@
phenyl 1-3-(1H-l.2,4-tr1azoie)-l- B
propanenitrile _ ' ‘A(@ixture of Lactones ALB
: M 9129 and RH-9130
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IIT. = METHOD ' B <g§§;§7

A. Chemicals/Supplies

Acetone, Pesticide Grade . Fisher Q

Silica gel, 40-140 mesh (Activate at 200 °C Baker Q§§57
for 24 hours. Bottle and cap immediately QQQD
Store in a dessicatoer cabinet
Standardize before use, Section IV.) ,
Celite-545 ' JohnaMansville
Cottoh. Srerile, Absorbent , on & Johnson
Whatman #3 Filter Paper (7.0 cm, Qualitative) <§§?§ er
Florisil 60-100 Mesh {Activate at 200°C Siljica Co.
for 24 hours. Bottle and cap immediately (:g;p
Store in a dessicator cabinet <:;i :
Standardize before use. Section. IV.) _ _
Methanol, Pesticide Grade Baker
‘Methylene Chloride, Pesticide Grade Baker
- Sodium Chloride, Certified A.C.5.- Fisher
Sodium Sulfate, Anhydrous, Granular AR 62;9 .Rohm and Haas Co.
Toluene, Pesticide Grade _ Baker
RH-7592 Analytical Standard ’ Gé%ép Rohm and Haas Co.
RH-9129 Lactone Analytical Standard ' Rohm and Haas Co.
RH-9130 Lactone Analytical Standard<zg;7 Rohm and Haas Co.
Water Milli-Q Millipore
. B. e atio S

1. Prepare a 9.1
of sodium chloride in fow

2. Prepare 106;32? 100/10 and 100/5 (v/v) toluene/acetone
,V100 and 50 ml of acetone to- 1000 ml of toluene.

3. Prepa /3 (v/V) toluene/methanol solution by adding 30

e CLC standard solutions b}=darefu11y weighing on an
Ztice 0.100g, correcting for purity, of each of the
scandards (RH-7592, RH-9129 and RH-9130) into individual 100
dc flasks. Add approximately 80 ml of the toluene/methanol
bution and'sonicate until dissolution occurs. Bring to volume
sehie/methanol (100/3). These are the primary standards of 1000

FORM 4885 REY, 10/78
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Into a 100 m1 volumetric flask carefully pipet 10 ml of each of the Q§§§?
primary standards and bring to volume with toluene/methanol (100/3).
This is the primary multi-component standard of 100 ug/ml. Make se
dilutions of the multi-component standard to T
10, S, 1, 0.5, 0.1, and 0.05 ug/m} for working standards. <IEFD

5. Prepare fortification standard solutions by carefully weig

analytical balance 0.10 ¢ of each analytical standard (RH-75
and RH-9130) into individual 100 m! volumetric flasks. Di in a
small amount of methanol. Bring to volume with methanol. e are the

primary standards of 1000ug/m1. Into 2 100 ml volumet
carefully pipet 10 ol of each of the standards and br
methanol. This is the primary pulti-component fortic
100 ug/ml. Make serial dilutions of the multi-comg

to volume with
standard of
standard to 25,

12.5, 2.5, 1.25 and 0.25 ug/ml for working stand

; C.Equipment :
B]enders~Exp10$1on-Resistant. Waring EPI (::)n. H. Thomas -
Buchner Funnels, Porcelain, 83 mn 1D A. H. Thomas

Chromatographic Columns, 19 mm 1D x 30
length with 250 ml integral reservoir

the top, teflon stopcock (Code 5907- ' Ace 6lass, Inc.
Rotary Evaporator, Buchi Rotovap R wi
dry {ice trap Brinkman
Round bottom flasks, 500, 300, ' Kimax .
Separatory funnels, 500 ml Qézib Pyrex -
; Standard laboratory equipmen alances, ;
beakers, etc. :
- .Ultrasonic Cleaner Branson
volumetric flasks, 100 qizzb Kimble
Do ﬂ '
_ Varian 3500 Capill h a Varian Mode)
- 8035 Autosampler jector and a Capillary Thermionic
Specific Datect Q ined with an HP 300 Data Acquisition
on with Hewlett-Packard Extrachrom Software. Data

" -and Processing-jt2 .
are processed\u) telson Analytical Software.

¢d silica capillary, SPB-608, 0.53 mm ID, 15 meters, 0.5 um

Column:

df - Sup -

Temp es: Column -  245%C
Injector -  265%

- 0
<§255 Detector 300%C

FORM 46835 REvV. 10/78
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‘Flows: Air (zero-grade) - 179 ml/min

Hydrogen (UPC) - 4.5 ml/min
Helium (UPC) ~ - 18 ml/min, 10 ml/min purge

&
Bead Current: :_4.3 amps (varies) ' ?’ .
Y

Under these conditions, the retention times are as follows:

RH-7592 - 4.18 minutes | Q
RH-9130 - 5.24 minutes
RH-9129 - . 5.82 minutes {\'

. E. Analytical Procedure %

1. Sample Processing

d Haas Research

s removed and

rt Food Chopper with dry
to sublime overnight in.

The fruit samples are received fresh at t
Laboratories. The samples are split and the
discarded. The fruit is well chopped in the

jce and thoroughly mixed. The dry ice is(a1]QW

a freezer(4°F). . ..
Store the samples in the fre'ezer (-@ntﬂ analysis.

2. Extraction <?
Allow the samples to thaw suf fjgien 1y to remove an aliquot for
;. analysis. Weigh 25 g of the chapped fruit into a l pint blender jar. Add
5 5-10 g of Celite-545, 100|| ethanol, cap and blend for 5 minutes.
.Vacuum suction filter the_bis ded sample through the 7% cm filter paper
using a porcelain filter tunne and a 500 m1 filter flask. Wash the.
blender jar with 25 m} @ethmol ‘and pour over the filter cake into
the 500 ml flask. Tr the filtrate to a 500 ml separatory funnel.

Wash the filter f1 th 10 @1 of methanol and add it to the
separatory funnel. eed to the partition step, Section 3.

3. Partition © . 2N

To the 500 aratory funnel containing’ the methanol extract, add

150 ml of gathylene chloride and 250 ml of 9.1% sodium chloride

et the solution stand for one or two minutes to allow the
Stessure.. Cap and shake for approximately 10 seconds.

re'leas _
Inve§ hg separatory funnel and release the pressure by opening the

sto . Close the stopcock and shake vigorously for one minute. When
t hases separate, draw down the lower methylene chloride phase into a
“round bottom flask. Evaporate the methylene chloride on the . '
y evaporator at 45-509C at atmospheric pressure, Remove the final
ces of methylene chloride under vacuum. Add 25 ml of toluene/acetone
00/10) and swirl to dissolve: the residue. Proceed to the silica gel

c\\"& cleanup step.

FORM 4888 REV, 10/78
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&.. Column Chromatography Cleanup

_-a. Standardization of Silica Gel elution @

Place 10 ug/al RH-7592, RH-9129, RH-9130 standard in a r.b. ;;ask.
Rotavap to dryness. Add 25 ml toluene/acetone(100/10) to th to
dissolve the residue. Insert a small cotton plug into a 19 column

and dry pack the column with 15ce of activated Silica Gel p the
column 1 inch of anhydrous sodium sulfate. Add the 25 mféégb
toluene/acetone (100/10) solution in the r.b. flask to t

collect the eluent as Cut 1. Rinse the flask with 10‘§= coluene/acetone
(100/10), and add to the colunn when the previous ao;;,agsn just enters
the’®f the column and collect the eluent as Cut 2.-Add 10 ml
toluene/acetone (100/10) to the column in like &" and collect the ..
eluent as Cut 3. Add 8 x 25 pl toluene/acetong (Ql‘ 30) in like fashiom
and collect eluents as Cuts &4, 5, 6, 7, 8, 9, \ﬁf: 11. Each cut (1 to
11) is rotavap to dryness and dissolved in luene/metzt‘anol '

(100/3). Each cut is injected into the GC Y with a set’ standards.
Further dilution might be necessary to té:;é% esponse between the

e lumn and

linear range of the standard curve. Cut@ 4jto 9 should show the elution.
of RH-7592 and its metabolites. Quangttatively, recovery of the
analytes should be about 85% or greater:

b. Silica Gel Colum %touatography

Insert a small cotton plu 2 o a 19mm ID chromatographic column
and dry pack the column with %c of the activated silica gel
(measure in a 25cc graduat iRder). Top the column with 1 inch of
anhydrous sodium sulfate. the 25 ml of toluene/acetone {100/10)
solution in the 500 ml T ottom flask from the partition step to the
column and collect the t in a 150 ml Erlenmeyer flask. Rinse the
%ith 10 ml of toluene/acetone (100/10) and add
avious addition just enters the top of the
oluene/acetone (100/10) to the column when the

gt enters the top of the column and collect the
ml Erlenmeyer flask. Discard the combined eluent.
ene/acetone (100/30) to the column when the previous

4rs the top of .the column and collect the eluent in a

column. Add 10 m
previous additi
eluent in the
Add 150 ml of
addition } @\
500 ml rouynd-Bottom flask. Concentrate the eluent to dryness the rotary
evaporat%‘ 0°C under reduced pressure. Add 25 ml of toluene/acetone
e flask and swirl to dissolve the residue and proceed to

(100/5
theF§ 1 column cleanup step.

_ FORM 4585 REv. 10/78
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c. Standardization of Florisil elution

Place 10 ug/ml RH-7592, RH-9129, RH-9130 standard in a r.
Rotavap to dryness. Add 25 ml toluene/acetone (100/5) to t \,,
dissolve the residue. Insert a small cotton plug into a \' ‘column
and dry pack the column with l5cc of activated Silica Gel Top the
column 1 inch of anhydrous sodium sulfate. Add the 25 Q

toluene/acetone (100/5) solution in the r.b. flask to thesgolumn and
collect the eluent as Cut 1. Rinse the flask with 10-ml toluene/acetone
(1%/5). and add to the column when the previous addi just enters
the‘ﬁf the column and collect the eluent as Cut 2. dd’ 25 ml
toluene/acetone (100/5) to the column in like fa oiyvand collect the
eluent as Cut 3. Add 8 x 25 ml toluene/acetcn X '
and collect eluents as Cuts 4, 5, 6, 7, 8, 9,§nd 11. Each cut (1 to
Y

11) is rotavap to dryness and digsolved in 2Za b uene/methanol (100/3).
Each cut is injected into the GC along wi N ¥t of standards. Further
dilution might be necessary to give a res between the linear range
of the standard curve. Cuts &4 to 9 shoyld show the elution of RH-7592 ..
and its metabolites. Quantitatively, rry of the analytes should be
about 85X or greater. .

d.  Florisil Column @natography

Insert a small cotton pl o a 19mm ID chromatographic col
and dry pack the column with £ the activated Florisil (measure in
a 25cc graduated cylinder). the column with 1 inch of anhydrous

sodium sulfate. Add the
in the 500 ml round bott
a 125 ml Erlenmeyer fla
ml of toluene/acetone

of the toluene/acetone (100/5) solution
sk to the column and collect the eluent in
inse the 500 ml round bottom flask with 10
5) and add to the column when the previous
addition just entert top of the column. Add 25 ml of
toluene/acetone {1O0®Y5) to the column in like fashion. Discard the
eluent. Elute t Q\ Van with 150 ml of toluene/acetone (100/30) and
collect in a 30¢ \\ ound bottom flask. Concentrate the eluent to
q,- evaporator at 70°C under reduced pressure. Be

s )are free of residual tolueﬁ_e.- Add the appropriate
¥p1é /me thanol (100/3); Section 5.b., and proceed to the gas
step. :

volume. of"
chromatog)

N

Gas Chromatography

‘&' a, Prepa'raxtion of Standard Curves

1 aliquot of each multi-component standard in the range of 1.0 to
)5 pg/ml is injected into the gas chromatograph. The resulting peak
ojghts are measured and plotted vs concentration (ug/ml) to obtain
ree(3) standard calibratior curves.

tandard curves are prepared for each analysis day and are obtained by
least squares fit of standard injection data. '

FORM 458% REV, 10/78
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b. Sample Analysis @

A 3 pl aliquot of the final GLC samples is injected into the g
chromatograph. All samples are run initially diluted to 5 ml and§ if
necessary, the sample is further diluted with toluene/metha 00/3)
to give a response within the standard curve range. This all
compounds to be detected at the 0.01 ppm level. The pea {ghts are
measured and the concentration of each component is de méd from the
standard curves. The limit of detection is set by th:-}\ d system at

one-half the value of the peak height of the lowest dard injected
(0.5 X lowest peak height of the 0.05 pg/ml standar

6. Method of Calculation (:E;;

a. Fortification Recovery (::>

For samples fortified with known amoun RH-7592m RH-9129 and RH-9130
prior to extraction, measure the pea aights, determine the

concentration (ug/ml) from the stap d//curves and calculate the percent
recovery from the equation 1. -

follows:

Eq. 1 = X Recovery
b. Component Re Concentration

The component residue ¢ ration is determined as follows:

Eq. 2

IV. RESW .
Recovery data ‘ Tﬁﬁ values range from 78 to
100X for RHZ7E32, 81 to 99% for RH-9130 and 60 to 94X for RH-9129.
Detailed zetduery data are shown in Table II. The demonstrated
sensitl of the method is 0.01 ppm for all stonefruit analyzed
(cher ch ‘and plum). Typical chromatograms of standards,

calt curves,fche;:y control, fortified control, treated samples.
anch§g§ents are shown in Figure 1 to 13.
It is important that each lot of silica gel and Florisil be
uated for consistency by running a multi-component standard through
elution scheme, concentrating the 150 ml toluene/acetone (100/30)
t to dryness and determining the recovery by GLC. This should be
() “greater than 85%. z

]

T
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The SPB-608 capiliary column should be conditioned overnight a c

before connecting it to the detector. It was also necessary to y¥ime

the column before analysis by making two injections of the

standard solution followed by two injections of toluene/me (100/3)

solvent. If this is not done, standards injected at the inning of an

analytical run give a lower detector response than sta injected at -

the end of a run. , : &
o~

The TSD bead should be conditioned and the bead cu set following
the manufacturers instructions. The bead current d then be
adjusted to a setting that will give a detector se sufficient to
reliably measure a standard of 0.05 ug/ml concg tion. The bead
current will need to be adjusted as the bead ‘

etapolism studies with field
b shown that blending with
radioactive residue.ﬁfom -

The extraction efficiency is very good as m
aged radiolabeled RH-7592 treated peaches
methanol extracts more than 80% of the fof
the fruit.

A Material Safety Data Sheet for 2_ is included in Appendix A.

v. W@ﬂnﬂﬂﬂm
. _ 'Sponsor and Testing F y: Rohm and Haas Company

7

«

@ Research Laboratories
% 727 Norristown Road

Spring House, PA 19477

ted: - October 27, 1986
leted: August 10,1990

Study Director: John Martin _
Technical Assistant: Theodore F. Burnett

l&te 5ok -Beferences: JM-35 Rohm and Haas No. 048623
\( JM-36 Rohm and Haas No. 048674
JM-37 Roha and Haas No. 51666

JN-38 Rohm and Haas No. 52305
JM-39 Rohm and Haas No. 53047

Dates: Work

T8-5 Rohm and Haas No. 52778

| &©Q | TB-4 Rohm and Haas No. 50808
'SEE

TB-6 Rohm and Haas No. 54730
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- Study Certificate St'g;emen; : _ @Qf
This stAudy__'uas conducted in conformance with standards of Good '
Laboratory Practice as defined by the United States Environ@ 3
t

Q
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VI. METHOD REVISIONS @

This method was revised to include the following minor mo ions:

1. Filter paper # --- Chemical/Supplies (Sec. 111.
2. Procedure for the standardization of the Silica and Florisil

columm cleanup elution pattern --- Cleanup ( .E.4a)

3, Removal of control background correction fo ification
recovery --- Method of calculation (Sec. 1£§§§;§a)
t

4, Removal of I recovery correction for res a --- Method of
calculation (Seec. 111.E.6b) v

Other changes in this report include:
a. Title page -- revised

b. GLP/QA Statement page was a
c.. Table of Contents was revi reflect all changes and
additions.
All modifications were given the 1 "R" after the page number, and
report number (eg.: 8R, TR 34-90- Any pages that were added to
this report were given the letter after their page number (eg.: 2A).

FORM 4585 REV. 10/78
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RH-9129 ~ 90+/-6 @ 99 8l



|.‘

16 2n
NN
NG

s e

Technical Report {S

4y

~

No. 34-90-47R N,
- Table 11 } \a

Recovery Data for mmwmmu@

Sample ppm Added

90-0066-003 4.0
90-0066-003 2.0
90-0066-003 0.08
. 90-0066-003 0.01

7. 90-0066-003 0.01 -
" 90-0066-006 0.10
" 90-0066-009 0.04
90-0066-009 . 0.40
90-0058-003 3.0
$0-0058-003 3.0
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TR 34-90-47R o SN
_ Dats filer 5801501 Types  TANGARD L 01 7%
Sonple Neme: ‘ Cal. Curve: 08/01/90 @y
Bates | Aug 1990 09:27  Mathed: NTSTAm Operator: JJA
Interface:_ 706 Cycled: 1 Charrell: A - @
Inatrussnt: VARIAN 3300(5449) : . . Q:ED
Colums $P9-508 Column Langths 13 Raters
start Temp-Timw (deg-nin): A3 Remp Bold (deg-uind: :
Progras Rate (deg/min) trd Yiae-Temp (degy-ain)1 §$
Prog :mt:' or um:n Inj Port Temp: 265 ®
florata/Ges: 178 split Latien ‘ Ve
Det 1-Type § Tamp: TS0/300 _ Det 2-Type § Tesp: : Q
Plot times: § to 20 sirutes ' &
Plot range: 20 sillivolts (-3.2 av offset)
I @ RH?592
== & @ JRE8I38
) L k- -P : @ - .
P % ) -
O ) ] '

;é .18 oTR . 1.00 1.4306:01  9.9908+G2
5.2 w130 1.00 1.1008401  5.6705e02
.2 et 1.00 11208401 5.2608002

Figure 1

@Qb 3 ul injection of 1.0 ug/mL RE-7592, RH-9130
Q

and RH-9129 Standard Solution

el etk o —— e m———
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‘a0

cata file: 801902 Type: STAKDARD V
sarple Namm: . Cal. Curve: 08/01/90

Dote: 1 Aug 1990 09:49  Method: N7S92Am Operator: JJN @
Interface: 104 Cyeled: 2 Charrets: A ’ @ :
Instrumnt: VARLAR 3500(S449) ' ' ' @
Column; ©8-608 Colusn Length: 13 Neters

Start Tap-Tiaw (deg-ain): 245 Ramp Bold (deg-win): V

Program Rate (deg/wind: End Tine-Tesp tdeg-aind: \

Prog Slope (# or Linsar): Inj Port Tamp: 253

Flowrate/Gas: 17.8 sptit Ratio:

Det 1-Type & Temm TIO/300 Dot 2-Typw & Tewpr | Q .

Plot times: 0 to 20 mimtes

_.::4 PR ‘ JRH?592
e Y i

Piot rarge: 20 ailiivolts (-3.2 av offsst

- \a .
5. @% | : -
£ _ § -

Injected Ares Mefght

TR . 0.500 04100400  5.3305402
note 0.500 54400400  2.850%02
[ F

0500 5,500040  2.550KeGR ' ey
Figure 2 T ‘ , .
3 ul injection of 0.5 ug/mL RH-7592, RH-9130 '
and RH-9129 Standard Solution
S
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i "R 34-90-47K . AN
pets fflax  JBO19O3 Type: STAMDARD 01 9 %
l‘l' Nome: : csl. Curve: 08/01/% (V )
gates. 1 Aug 1990 10:12  Method: NTS9ZAe Cperator: JJM i
Interface: 705 Cycied: 3 Charvelf: A S @
- lrstrymant: YARIAN 3300(5449) : ‘
- Colum: 5PE-408 ‘ Colum Length: 15 NMeters
start Tosp-Timm (deg-win): NS temp Noid (deg-ain):
Progrem Rate (deg/mind End Time-Tesp (deg-minds %ﬁ
#rog Slope (# or Limesr): Inj Port Temp: 265
flowrste/Cas: 17.8 split tatie:
Det 1-Type & Tamps TSG/300 Dot 2-Type & Tewps @
Plot times: O to 20 minstes ‘ N -
Plet ranga: 20 aittivoite (-3.2 o offeet)

[T Injected Ares Neight
veR 0.100 1.75080400  1.1100002
T 0.100 - 1.070R00  3.5200400 *
@ Y 0. 1.000E+00  5.0408+01
Lo : Pigure 3
St @ 3 ul injection of 0.1 ug/ml RH-7592, RH-9130
@ ‘ and RH-9129 Standard Solution
Q) ?i |
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. . -\i‘\ Nob
. _ o Y
, TR 38-99-47TF : 620 NG
. . Dets file:  J801904 : Type:  STAMDASD % 2
Semple Raie: _ " cal. Curve: G8/01/90 V
Dates t sug 1990 10:35  Rethod: HISToAm Oparstor: JJN
trtarface: 4 Creleds & 7 Garralf: A , .
Instrumant; VARIAK T500(5449) . @
Colum: $P9-S08 Cotumn Length: 15 . Neters
Start Towp-Time (deg-ain): 243 amp Wald (deg-win): .
Pregram Raty (deg/wind: End Tine-Temp (deg-aind: - V
Prog Stope (F or Lirmer): in) Pore Temp: 243 ‘ \ L
flowrste/Sess 17.8 split Ratior -
Dot 1-Type & Temp: THO/300 Dat 2-Type £ Tamgn Q
Plet timms: ¢ to 20 minkes
* Mot rngm 2 altliveies (3.2 ov pffaet) A

RH7592

RH3128

u"

Pigure 4 . . .

jection of 0.05 ug/mL RE-7592, RH-5130

@ 3 ul in
@ ' and RE-9129 Standard Solution
i

Q .
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TR 34 90 7R &*\\\\
-50-4 A (“\ \\\:.‘
. 4
HEIGHT ~ 1,000
1.2} RH7592 CRLIBRATION RV E
08.81/98
id
g4
6
.4t
.2t
3 o |
T e N ye/ML
° 2 ¢ 6 8 1 1.2 4 |
) Concentra -‘- in report.-are calculafed from egquation:
HEIGHT ~RO\¥ B1(UG/ML) + B2 (UG/ML) ~2
obtained By least-squares fit of standard :I.nje_cti.on data.
: ‘ Q _ ‘Figure S ' -
Q . '.l‘yp.\tcall_ns-'lssz Calibration Curve

"FORM 4685 REV. 10/78



. TR 34-90-47R - 022 %

WETGHT RHS 139 CALIBRATION
76y p8.,61/90
B@=—.?Ball .BI=SBQ.2? B2 =5

600+

500+

108t
-

ade}

.
»

200+

UG/ML

- « a - 1 1 1 L -
e 2 . %V .6 .8 1 1.2 4
' - cOncantra'ti%.n report are calculated from equation:
HEIGHT = CWBL{UG/ML) + B2 {UG/ML)*2
' obtah@least-squaxes f£it of standard injection data.’

E

RIS Pigure 6§ |
,@ " Typical RH-9130 ‘Calibration Curve

e SRLT
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‘ . X
TR 34-90-47R : . %\
o 2

HErGHT RH9128 CALIBRATION @E
781/80
- 680y
508t
400t
260
208+
108+ _ ‘
_ja N 0 uG/ML
) % .8 1 1.2 s
’ . c:mcentrat reapo rt are calculated from equation:
. HEIGHT = I(UG/H]’.) + B2(UG/ML)~2
obtain _least-squares fit of standard injection data.

-

Figure 7

[
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«\\\\,
TR 34-90-47R N
Data fller JBD1906 RAR rmber 90-0086 0 24 BN ~
Netiod #1la: NTS92A8 Sazple No: 009 :
- Types il Camponent: FRUIT (V
_Sample Bemed h Cal. Curve: 08/01/%0 -
peter 1 Aug 1990 11121 Method: ATV2a Oparator: JIN '
Interfece: 708 Crclahy & Charnalds A . %
Instrumnt] VARIAR 3500(3469) ’
colums 998-408 . Column Length: 1§ Meters V
stert Topr-Time (dug-sin): 243 Ay Sold (deg-aind: \
Program Rate (deg/uin)z Erd Tine-Tesp (deg-ain):
prog Siape (P or Linear): in] Port Tamp: 363
Flourste/Cas: 17.0 tpiit saties .
Det 1-Type § Tamps TSD/300 Dat 2-Type § Tesp: _‘%
S
Piot timse: § te 20 airutes
plet rangs: 20 sitiivelts (-3.2 s offset) -
N Q RH7592
» K = =P v:g -
: S _
1 )
- 2: -
A L - A © ‘."A: \\‘ -
e .-- % i l -
Compowrsl  Pesk Pesk ug/al volume 3amp Recoe
@-" Bame - Arwa. Seight  Found () W, Ffect. MW
1& w17 ETSR 1.3S00-G2 ATTEN) 0.0060 5.0 5.0 1.00 0.00134
. $.25 ENOI38  0.0008+00 .000E00  0.00 5.00 =0 1.0 08
$.50 REN9129 0.000E+00 .0O0E«00  0.00 s.08 M8 1.00 00
“
% Figure 8
i L
Q’(_\,,__________ Contrecl Cherrsy Sarple No. 90-0066-009
;.\ " . . I e i —— i
154 \\://’
NN
\\'J ™
0
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TR 34-90-47R |

"

. =
Tale & Figw ¢

P
i
O

(U

Data f1le:  JBOTIOT
Nathod file: NI
Type: FQRTJFICATION

RAR rember: 90-0064

Sapie No: 009
Casporent: FRUIT

Cal. Curve: I‘Bl_o‘lm

‘!qlo Name:-
Date: ' Aug 1990 11:44  Rathod: WTS92Ae Operator: JB
Interface: 706 : Cycled; 7 Carnelf: A

Inatrument: VARLAN 35005460
Colum: $M-408

start Temp-Tims (deg-min)1 M3
Program Rate (deg/wind:
Prog Slope (F er Linsar):
Flowrste/Cas: 178

Det 1-Type & Tamps TE0/300

split Ratiet

Cotumn Langth: 15 Meters
_ Rasp Rold (deg-ain):
tnd Tise-Tesp (deg-aink:
in} Port Temp: 25

Dot 2-Type & Tempt

Plet tisss: O to 20 wirutes
Plot range: 20 eilliwits (3.2 av offeet)

- r\%‘:
- - @g . -
SREN B @ ‘ ‘
5 %S
Componsred  Pask Pesk wal volme Cxl w Pet
N e - Seight famd (M) Corr. Aded Recov
& 1 DR A0 ASSEMD 0.4 M8 053 W7 0.4
S.3 DOTSD 4750400 ZAEMIS  O.A57 200 0.008 9.0 9.3
S.ES RPIZY  4.590600 .213T03  0.466 200 0.000 .M 8.7
Figure 9 .
Control Cherry Sample No. 90-0066-009

™ IR

Fortified with 0.4 ppm of RE-7592, RH-9130 and RH-9129
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TR 34-90-478 - A
Outa ¢tler  JE0I9O8 - AR rmber: 90-0066 026 ~S
Nathed file: NT3920e Semple wo; 008 \//
Typer fr . ' | Companent:  FRUIT @
Semple Hame: ' Cal. Curve: 08/01/90 :
“oate:’ 1 Mg 1990 12:29  Wethod: NT3lAR Operstor: JMA '
Intecfece: 706 . Crcleds ¢ Surneltr 4 %
Instrusents YARLAN S300(5449) '
Colum: $P8-408 Column Length: 13 Meters %ﬂ
start Teup-Time (deg-min): 43 Remp Wold (deg-min):
Program Rate (deg/uin)i td Toe-Tamp (deg-win):
#rog Stape (F e Linser)s Inj Port Tesp: 25 .
Flowrate/Cea: 17.8 split Ratios . )
Dt V-Type & Tams T30 Dot 2-type & Yemp: &
Piot timms: O to 20 sinmes @
Plot range: 30 sitlivolts (-3.2 mv effser) :
-~ ' _ . | @ J .
- ] ) -BH3 128
2 = = . @ - .
- k- -P S :; -
= % | ) — :
p A @ - -
41 i @ . . - —
L - -
S n .
Y & R '
. Compourd M' Pesk wel vlue Sep ftecow '
Q fam Aw Beight Found (mt) Wt. Fect. PP
SE 18 BISR L3060] ANk 1S 5.0 5.0 1.8 6.2
g 5.2 HOT  LOE-E 49THe01 00111 5,00 3.0 1000
o : & .45 mOI2F  2.7908-91 .1382402 0.0306 5.00 3.6 1.00 0.00 . .
- e Pigure 10 C A
@% Treated Cherry Sample No. 90-0066-008 (5ml)
e . j
1,:_—\\\)& e e m e am— _
N

FORM 4685 REV, 10/78



IR 34-90-4

7 R . . ,’—\\
0 07 ('/(’\.,‘

osta fiter J001908 RAR mmber: 90-0088 ] & \
_ nethod file: NP9 Sample No: 008 Y -

Typm Ll Canponent: FEUIT ' @

- : =a SRSNS

. Sasple Nama: ’ cal. Curve: 63/01/90
Cpatai | Aug 1990 12:07  Rethod: NTS92Mm Cparator: JJN

Interfece: o > Cyclef: § Charvelf: A

Instrummnt: VARIAN J500(5469)
Cotumn: $PS-408 Column Longth: 13 Neters

stort Temp-Tim (deg-ain): 243 tenp Rold (deg-min):
Program Rate (den/win): tnd Time-Tesp (deg-uin):

Prog Stape (# or Lineer): Inj Port Temp: 43
Flourste/Ses: 17.0 . spiit tatim

Det 3-Type & Tesp: 180/300 Det 2-Typm b Tamp:

J"/
Plot timss: 9 to 20 mirutes
Plot renge: 20 sillivolts (-3.2 wv effsat}
IRH?582
-~
- __/ .
N -
. PN -
7k _ |
, Compourd  Peak Pesk w/al Yoluse Samp Recov
© heas  Ares - Beight Fand  (sl) V. Fect. P
& i PR SINGE ATEGS AN N0 B0 1.0 03%7
S.63 ENNIZP 5.500-02 .6PGEe01 0,0108 208 3.0 1.00 0.008¢
& 5.25 RNOISO  0.000E-0 .000E00 0.00 200 5.0 1.00 0.00
- _ @ Figure 11
/,@ Treated Cherry SampleiNo. 90-C066-008 (20ml)
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o.‘

S . \'
TR 34-90-47R G
pets filer 4801501 RAR rumber: REAGENT 02 >
Nethod fllas NTS92a sample No: 00t (\//,
Types: ey Component : @
s-pl.o Nomes, Cat. Curve: 08/01/90
Dates ~ 1 Aug 1990 13:15  Nethod: WIS92Aa Operator: JI Q .
’ Intarface: 708 Cyclefs 11~ Charnelit: A ?’
Inscrumantt VARLAN 3300(5469)
Columu #P8-408 Colum Langth: 13 Neters \V
Start Tanp-Tiaw (deg-ain): % Rawp Wold (deg-min):
Progras Rets (deg/windt tnd Time-Temp (deg-uind: - %
Prog Slaps (# er Lineer): 1a] Port Tesp: 283
 Flowrste/Sas: 7.8 splic Ratiot Q
Det 1-Type & Tap: TSD/500 Oot 2-Type 4 Tempe A
Plot times: O te 20 minvtas .
Plet rangss 20 afllivoie (-3.2 av offset)
§
J
L “ ) @ - RH7592
= k —-— —P ’ : ; -
Ll @E - _
r\.?.' @ _ l -y
N {@ - -
Compoursl  Peak Pask w/el volume Semp Recov
O Rue A . Neight  fand  (sl} W Tet. MW
S.19 INFIS  0.000500 .000E«00 0.00 5.00 3.8 1.00 0.8
$.23 913 $.0005+00 .000E+30 . 3500 B 1L.® 0.0
& $.50 eN1Z9 0.0008400 .000EC0 0.0 S.08 5.0 .00 0.00
(% Fi.l_gu:e 12
ﬁ@ : Rea’ge;ht Blank
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TR 3‘.90.‘;5"« 8019012 RAR rusber: REAGENT : ) 029%

Sample 8%0: 001

“methed fila: NTS92AR
Tyom FORTIEICATION - Coxponent: é\f

 sample bame: ) Cat. Curve: 0B/01/90 -
Dstes 1 Mug 1990 13:38 Rathod: NT3920a Operstor: JMN ,

Intarfece: TOb Cycled: 12 Charrall: A %

tratrumant: VARIAN mum

e i o Y/
| Q®

start Temp-time (deg-aindi N

Progrem Rate (deg/mindi tnd Time-Tamp (deg-sird:

Prog Slope (# eor Linsar)y inj Port Temp: . 268

Flowrate/Sas: 7.8 spiit Ratie:

pet 1-Typs § Temp: T80/300 : Dat 2-Type & T P&

plat timas: O to 20 afrtes
Plet rage: 2 ailliveits (-3.2 av offset)

s - 7 Q“ -
§ - ]rwess

RH3128

Ll
So

i
"

Y

el velam o w Pt
fosd (ml) Core. Added Recov

0.464 20.0 0.000 10.7 MW.T
0428 200 0.08 .80 W3

'f'_._ : & SES KNI 6.6000.00 .2IBESD 0434 0.8 8008 9.9 n.t?
ey S ) '
! @ figure 13

Reagent Forti'iti_cation, 0.4 ppm
) ’ b

;7}——\\%"—“_#;’- e e e e R LI e IR
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v T=iszole fungicids

i _ - A
)

TR 3¢an HARS COMPANY | ;'.““'"’u;_m“‘“"“

mau-m lﬂlﬂl?" SEP ARTENT TMEAGING ™Y “ILI™wCN
- IM-347-2000 RCWM sl naAD

_ -m...-em pa uln " ' _I00-454:5200 CHEMTRIS

8N uw-ca
35 JACTION W

jras MATERIAL SAFETY DATA SHEET %07 SSgbmoous
MATERIAL - . . coo gy COT MATARD
7592 TECHNICAL mmm. NOuR 4923533

- .':2702/“ N %\
L:‘m WA NAWE OF SYNONYED % -

Propristary triazole fungicide
[T = COMPOSITIONAL INFORMATION] » -~

ted reaction products
?m.

- QDOR - b VISEQTY

APPEARANCY
WMhita solid; slighe

MELTIES ON FRELTING POINY Ilou..n romT ] v -n Ny VASOR JENEITY AW ] :
1=t s Lt
SOLLBRITY e 'AI'II_ Lﬂﬂl’ VRATRA @Y MIONN GRAVITY AvATER S IVAPORATION RATE GUTVL 3"
S .

1uble

PASH POMT " =

tespiratcr (prassure-demand, \‘ Ireathing apparatus, MSHA/WIOSE-approved
ant) and full protactive ; .
L T
UNUSUAL FIRE AND EXPLOSION MAZANDS
rsonnel should remain
becose airborne.

fumes ars evolved when matarial is exposed to fira.
avoid exposure to smoke, becauss pesticides particulat

ALY AR W OTaATioN]

ROHM AND NAAS MICOMMENOED EXPOSUAE LIMITS
THA—See Section 1. !\:\ .

v

to skin upon repeated or prolonged exposure.
rtitating to eyes.. ) \‘.“
baraful if sallowed. o

e

Nush qu with large amoumts of vater for at least 15 minutes.
phyucun Af irritation persists. Wash affected skin areas with soap and ntnr.

-
——

l i -
3

a4 — —

TP 2 - .
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——

[© = REAGTIVITY INFCRMATION{- 032 A

CIDITIONS TQ av0ID

MTO-YA“ISAIIIAMIM“M”M

‘Scoop or shovel into containars for disposal or recovery. Kesp dusting tc a
contaminated area with & large ammount of watar to a chamical sewar.
clothing and wash affected skin areas with scap and water. Wash clothing §
wtillmclmm-dzsmdmmmm mnandcpnhndi

S

waASTE IEPOSAL m spray ure, 14 ] L, T us

mmmmuuwuumm.u M-rmdl.wu

ltnu and loux ugnhucns : :

m——um.—mrm, ) at t t releasa. » )
. f N _:

MLPRATORY FROTRETION

None required if good ventilation is maintained. NaFable NSHEA/N108H approved rup&ntoﬁ

of equivalent vhara high mist concentrations are &tud.

MOTICTIVE LOVES B IV PROTECTION - o

Ispervicus Chanical splash as (ANSI Z87.1)

OTHER FPROTECTIVE EQLIPAMENT k)
Eyewash facility, safety m protective % _ I
. | INFORMATION

[“™ w "m0 _
vantilatad armm. sr.on avay from tod or feed.

nmunr:m- [— \Q
m::mmuu.m.@u

_§923%53-3

ble rinse (or equivalent) or puncture and dispose of in a sanitary
mo or ld-nny approved procedures, such as, incineratiom.

02702788

HON CONTARED s § SAFID 90 3474 IDNTOIWY

EOWEWR 80 FARRAN™ § LXRTHET IV -u:!nni
=_magr 29 eESL SaTu S sw WMEATE '3 I SITAN{D recw '-c .

oM AMD add§ CCUPAIY ALSLSN(S W WISPCRINLAY FOB FEALCIM
apRy OR fecrgeTe Sieagl 10 VINCHIL UTINE 3R TAD saATqE
* UITYE ATiLE Ao

2883 B0 - waTTY s, Sul= JINCHED 3
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